The structure of II was finally confirmed to be threo-3-hydroxy-2-methylundecanoic acid by GC and NMR comparisons4,5) of it and the synthetic reference sample of threo and erythro isomers prepared from nonanal and 2-bromopropionic acid by the REFORMATSKY reaction according to BELLAR-SOUED et al6).
Structure of I
The amino acid sequence was determined by the application of mass spectrometry and found to be identical with that of globomycin. The mass spectrum of the permethylated derivative of III (Fig. 4 ) gave a molecular ion at m/e 813 accompanied by the peaks at m/e 711, 582, 467 and 340 derived from the cleavage at the peptide bonds. The peak at m/e 340 indicated that the acyl group attached to N-methylleucine was C12-carboxylic acid instead of C10-carboxylic acid in globomycin. Since the perdeuteromethylated analogue of III gave N-acyl-methylleucine fragment at m/e 343 accompanied by the peak at m/e 473 for N-methylleucyl-allo-isoleucine fragment, the sequence of N-acyl-N-methylleucylallo-isoleucine was clearly determined.
The carboxyl group of glycine should be bound to one of the hydroxyl groups to form a lactone ring, since I is neutral. The site of lactone ring formation was shown to be identical with that of globomycin because 50 ~ 80 ppm region of CMR was superimposable with that of globomycin. Assignment of these CMR signals has been carried out by the application of known chemical shift data of amino acids7) and off resonance data. In the CMR of I, 7 signals are observed in the region of 50~ 80 ppm in CDCl3. Of these, 6 signals from 56.6 to 68.5 ppm can be assigned to the following carbons: 56.6 ppm: allo-Ileu-a; 58.5 ppm: Ser-a; 59.2 ppm: alloThr-a; 61.3 ppm: Ser-/3; 66.8 ppm: allo-Thr-/3; 68.5 ppm: Me-Leu-a. The downfield shifts of a-carbons of serine and allo-threonine with the upfield shifts of /3-carbons of these amino acids on acetylation indicated that the hydroxyl groups of these amino acids were free in I. Furthermore, the signal at 76.7 ppm can be assigned to C-3 of 3-hydroxy-2-methylundecanoic acid in 
